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then be liberated with a non-volatile alkali, distilled from the mix-
ture into a known volume of standard acid, and determined volu-
metrically by titrating the excess acid.
A known weight (usually 0.300 g.) of the substance is placed in a 500 cc.
Ivjeldahl flask and dissolved in 25 cc. of pure concentrated sulfuric acid. Five
grams of potassium sulfate and 0.25 g. of copper sulfate are added and the
mixture gradually heated to boiling over a small flame and subsequently
digested at the boiling temperature during one or two hours or until the liquid
is practically colorless.
The oxidized mixture is allowed to cool, diluted carefully with 250 cc.
of distilled water and a few chips of porous plate added. A 40 g. portion of
solid stick NaOH c.p. is then carefully added to the cool solution and the
flask immediately connected with the condensing apparatus, the receiving
flask of which must be in place. After the caustic has dissolved, the solution
is slowly distilled until at least 100 cc. of distillate has been collected. This
should require about one-half hour.
The receiving flask consists of a 250-cc. Erlenmeyer flask containing 30 cc.
of standard 0.2 N. sulfuric acid and a few drops of congo red (or methyl
orange) indicator. The tip of the exit tube should be immersed in the
standard acid. After the distillation is complete, the excess acid is titrated
with 0.2 N alkali.
Since some of the materials used in the analysis will contain traces of nitro-
genous matter, it is necessary to run a blank determination and apply the
correction to the values obtained with the unknown.
The results are calculated either as percentage of nitrogen or according
to the formula:
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C'C. Normal acid used
DETERMINATION OF HALOGENS 2
Most organic halogen compounds including many of the more
stable aromatic types are readily decomposed by metallic sodium
in absolute alcohol. The halogen is then precipitated by the addi-
tion of standard AgNOa solution and the excess of the latter
determined by titration according to the Volhard method.
Ha »	A known weight of the organic compound (about 0.250 g.3) is placed in
1	This value will be equal to the formula weight if the molecule contains
one nitrogen atom;  when two or three nitrogens are present, the apparent
molar weight will be one-half or one-third, respectively, of the actual molar
weight.
2	Stepanow, Ber. 39, 4056 (1906).    Noyes Lab. Manual, 1916, p. 23.
3	If the substance is a liquid, the portion used in the specific gravity
determination is utilized and therefore no additional weighing of sample is
required.
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